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(57) [Abstract] 

[Problem] The present invention relates to a new method for manufacturing 3-alkyl 
amino-azetidine which is important as a synthetic intermediate for a variety of medicines; 
it relates as well to a new 3-azetidinone derivative which is used in this manufacturing 
method as well as a new 3-alkyl aminoazetidine • 2 TFA which is obtained [therein]. 

[Means for Solving the Problem] This is a method for manufacturing 3-alkyl 
aminoazetidine which is indicated by the following formula (1) (where R' is an alkyl 
group); it is a method which is characterized by oxidizing l-R-3-azetidinol which is 
indicated by the following formula (2) (where R is a lower alkoxy carbonyl group, an aryl 
lower alkyl oxycarbonyl group or an aryl lower alkyl group) and N-alkyl amine is reacted 
with this through the following formula (3); and a 3-azetidinone derivative and 3-alkyl 
aminoazetidine • 2 TFA. 
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(54) i^w©^] s-yju+ji'T^yy^vx^KjiB^j* 
(57) imm] 



-^S, T!J-/HS»TA'*A'*-C*,5)'C**tl5 1 
-R-S-T-tfT-SV-Zi'MHIsL-CWfe*!,*, TIE© 

3 -T/U^/UT 5 J Tif^-v^ • 2 T F A 0 



(1) 



r-nQ>-oh 

(2) 



R-H>C 
(3) 
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[H#«i] TE©*(1) : 
[ftl] 

■On* 

(2) : 
[ft 2] 

R-N^>-OH 
(2) 

[ft 3 J 

R-<>=0 

(3) 

[ft 4 J 

r-nQ>— n'h 

<St«K RfcitfR'IS, J$ktmK)-V^$tlZ> 1 -R- 

[f*#>S2] Tf2©5S(4) : 
[ft 5] 

r-nQ>-nh 

/l^/wST-fc 9, R'fi, 7 Z)T*£tl2> 
1 - R - 3 -T/l^UT 5 / 7 J £°f-V'l'<DW&J3&-Qh 
oT, T!SO^;(2) : 
[ft 6] 

R-«^>-OH 
(2) 

■pTfrZtlZ 1 -R-3-T-t?^y-/K3S;'K Rli, 
[ft 7] 

R-N^>=0 
(3) 



oc(m3iKy h^f^yw#^S)-c*)t), TIJ-/M£8i 

-s^gr-h ») , 7 !> -/WSjftT^/v-gas, 7i=;n 
^S-efc 5 » 1 * fc I* 2 E«<D*ffi 0 

118*^4] ±fS»ft#, DMSOfT-H&ftflSlt- 

l ~ 3 rov^i* tifr i «IE«o*&o 
lf»#Jl5] iiaRS^BocS-CfcSitoittfgds, 
h y y;^ummi:^^xnt>ti. 2 h y 

#5tO-CS,5« IS*«1. 3*Jj:tM©vvrtu5»iJl 

[»*16] TE©5*;(3) : 
[ft 8] 

R -O= o 

(3) 

(5t<K Rtt, Boc4fcl47i=./W3i^/PS-Cfc5)'C^ 
£*V* 1 -R-3-Tif^v?/>-<D5!!jg^fe-CS)oT, 
TIEO^;(2) : 
[ft 9 J 

R-nQ>— OH 
(2) 

•C*$H5 1 - R-3-7* f i?y-^(af>, Rli, 
Boc*fcli7 3:-/^^St?*>5)*v DMSOtT? 

E.mtmn-t'Vi?>&#tK&£itT, 1-R-3- 
m y / itwii tsm 

[f»*JR7] TfB©5S(4) : 
[ftl 0] 

- R' 
R-N N J>-tJH 

(3*;*, R(4, BocSfctt^s^fvwST-Jfc!?, R' 
l±, T/W=¥/V-S-Cfc5)-C^$tl51-R-3-T^ 

(3) : 

[ft 1 1 ] 

R-N^>=0 
(3) 

Rl±, Boc*fctt73i=/Waif-^S-C*).5)-C^ 
$jl51-R-3-7ff^yi, N-T/W^T? 

[»*«8] TCOStd) : 
[ftl 2] 
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"Of" 

(5) : 
Utl 3] 

. R' 
Boc-N^)*— NH 

[ft*® 9] TEO*(l) : 
Utl 4] 

"Of* 

(6) : 

Utl 5] 

Ph r» 

1 -7i=;nf^- 3 -7/V+;V75 y 7 
tf^V&&tt»5cLfcSL 3-R'-7 5/7ff-i' 
> • 2 by 7A'*vffl6m.k LT 3 -TVl^A-T 5/7 

IS*f 10] l-Boc-S-Tif^vW 
[?»#*12] 3-R'-7S/7ffy>' 2TF 
[000 1] 

[0 0 0 2] 

[«*©8aff*5 iVJBWjMHfcLJ: 5 i-fSBUS] ft 
ifi, 4 JMt«iifr#i-37*f-i?:'fl:£- 

SiLfliVMbix, #<0 3-T^/WT5/-T^f-^ 



k 9(3), p3 4(1 9 9 8))^ :©^StUl 
— * <yi?/U- 3 -Ml) 5: * f/MtLT (2) 
iU *?vKr 5 (3)*£rtLTPd-C* 

^>(4)«r^1-5*fe^a^$tvTV>S(i|$M¥l 2- 
2 5 6 3 1 1). 
IflSl 6] 

Ph Ph . 
^— OH v ^-N v J>-OMs 

(D (2) 

Ph 

^C^ H »► hn(>-nh 

(3) ,4, 

[ooo3] i_a>u m&£tix\>zz.(D&f&m\^ * 
is^#t7 $.ymt<D5.fo&i&m.xttmfiLfo\ sis 

[0004] *^M«-p>ii^aESD D 0 ro-e-fiE^Mfrx W 
ffl StiT^S 3 -ta-^/vt 5 / -7-tf^>-<£HSixfc 

[0 0 0 5] 

[■W«r*fti-<5fc*0>*H:l ^*<0«**S3-r-tf^ 

OHSS:SS{bLT— fiC = OSi L> ^3-71?^ 

[0 0 0 6] La>U OHd>lbC = Og^£>i§?jf<DS?-ffc 

3 -7H?^/>£j|xs£& 
&d>ofc„ l-R-3-7-£^vV V(5£<K Rfi, Bo 

K(NCS), N, N* -*Ji/9n^*/A, 
•ftflsX'MX K(DCC), t7kH)7^DRR(TF 
A)^<Oge^|&^ftLfc^ N tldDMS 

rvf-v; tas-rtfc. 

[0 0 0 7] ffioT, ltt, TB©SC(1) : 

[ft 1 7 ] 

(*1>, R'ttryv^S§rW)-C^$nS> 3-7* 
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(2) : 
[ftl8] 

R-N^)>-OH 
(2) 

/w#/vST?fo-5)T^$tv2> 1 - R-3-T-tfT-iV- 
Utl 9] 

R-N^=0 
<3) 

O^f, Rtt±Etl^i:)^S4 U :tilcN-7;^;v 
Ufc2 0] 

R-N^>— NH 

Ri3±tfR'tt, J^ktmO-eyfiZtiZ 1 -R- 
3-7A-*A7$ y7-l?^>£r#, OV>-CRg£ISii£ 

[0 0 0 8] *&W<Dm2lt, ±I5R^|C*3V>T, 5$ 
(2)"C^$H* 1 -R-3-7-t?f-iV-A'£, 

r#btis, S;(3)-e^^tt5 1 -R-3-Tif^^y 

S;(4)-t?^$il?> 1 -R-S-TA^-ATS/T-t?^ 
V *W&t 5 Xga> f>)i51-R-3-7;V*;U7;y 

[0 0 0 9] #&SSK;^-5RStC*S^-C, ±.&&®.T 

*/wj}?=yK Boc(m3&:7 h^vob/wtfxvvg)^* 
IfSi L<l4Boc(m 3 &:7*h A- 

looio] ^wica^sR'sia, t^a-s, # 

4t<!4, ffij&7A*A-ST-fc 9 , ©^T^^/Vi^llgS 
l*l~5<B, «fcO#*L<l*l~4<@&£tf$fc7Mjf2g 

[00 1 1] ±fE&Kti*. DMSOf-eN-^DP^i> 
K(NCS)> N.N'-i^y n^*VA-7JA-# 
5>-f5 K(DCC), *7KH)7/^D^ig(TFA), = 



L< !4DMSOttZKftiil«-e!J i?^ftt<OR& 

[0 0 12] ±S2R«#BocgTfc5}&^>flj«ira:#* 
L<tthU 7/W;*ngm&f1UE£*Tm\ 2 h y 

fflftT^iSTC U h 'J ftKte t LT3- TA- 

[0 0 13] #3§§Htf>$B3tt, ^(2)t?^$*t5l-R 
-S-T-tf^-vV-MRtt, Boctfcl47i-;Vxf 
AST-feS)*, DMSOf -c=K<t:«5JI-f y 
#i£J££-£T#£>*i;5> 5£(3)Tjj*$H5 l-R-3 
-Tif^vV >£5iBg-t5Xg;6>P>&3 1 — R— 3 — T 

[0 0 14] #$89HOSUW:, SC(3)-C^$^5 1 -R 

Sx&^KN-ta^a-ts v£K]£$-&T, S;(4)t? 
^SftS 1 -R-3-T/w^T?y7^i?VSrS!ji 
-fSXe^fc/iS 1 -R-3-7A-=*Ar5 /y-tf^v 5 

[0 0 15] *mW<Dm5tt. 5£(5)T?^s$;h,-5 1 - Bo 
c-3-TA=5rAT5 /T^v^Vir h y 7;l-ioB8 
£ftU8$itTBocg£l&fB£-g% 2hy7/v*DSSfi 
t LTi^l|X^'C5^ ( 1 )*C^c?tl/5 3 — TA-^A-T 5/7" 
-tf^V£#3Xg;$>t>&3 3 -TA-^AT 5 y TH*?- 
2TFAt LT3-7^/P7S /nf^i*-* 

[0 0 16] «i©l6ti, S(6)^$tl5 1 -7 

ogtBeSrSsSnU 3-TAdf-;UT5yT^i?>-- 2T 
F At LT 3 5 / T-e^V&WSSBg;* 

[0017] *mwte3 -t-zi-vj -fr&m&mstt 

LT, 1 -Boc-3-y-if^-vV >-£fcl±l -7i=;l/ 
xf^-3-7W/VS:g6Ut < 3-7/1^*^7 

1 -Boc-3-Tiff-iV V, 1 -73:^31^-3 

3-^f/v7i;7ff^- 2 h y yA^ng^Bt&iS 

[0 0 18] 

[HW©^lte0^1i] *H^fC«k5 3-TA^AT$y 

Hb2 i] 
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ho ^C nh 



r-n; 



OH 



SOyPy.EtjN 



DMSO 



[0019] i)i-r - &r%f-v; -jwwil i^h' l < » 3 o ^ftiSJkSS*^. 



Kit) 

RriMS&TA'a^^A-tfsAS, 7 D -A-ffi&TA'a 

mzft^x. 3-7-^f-^/-/vtmm-rY\) v^<n> 

£X©#£Tt:H£i&7 'A- )Vifs=.)V^ uy 4 h\ 
7V-?\<&&7/\'=*i'l};i>#-;v?uy4 VbKl&Z 

■rcsuti-sr m®>wvhz>3-7if?- 

iV-A-li, flfctf, Lfc 3 -T-tf*- 

^/-/I'OtljfeJcttoTWSr 4:*-c#ft(#M2 0 0 
0-1 436 22^-), R^TD-AHSftTA'* 
A-S©»£-li» T V -A{£»7A-*A7 5 Vixf^n 
A-t K5 ^fc»£****38W#6>*SRH8L,fc*jfe(# 
12000-1 4 3 62 2#)(c:^oTSlijg-f 5r 

[0 0 2 0] 2) 1 -R-3-T-if^v^y ^coSjt(K 
ft) 

±E-e#t.*tfc l - r - 3 - r-tff- v*y — A-oK-fktt, 

DMSOftN-^DD^^->W$ K(NCS), N, 
N'-S^^n^i/Ao&A-tfi^* K(DCC), «&* 

5. DMSOfSOg-tfJ^m, l-R-3 
-Tif^v?/-/H^LT, 3~10S1, #£L<te 
3~5^fi, it)«-*L<{*4~5^fiT% 1 0 

~30t, »tt<tt-10~10t, it)»4L<tt 
-1 O-OtKT, 5^Ml-v2 omm. #*L<tt 
3~10I$W, <t*)»*L<«2~4^fWSJt£:^-tir5o 
[00 2 1] 3)l-R-3-7^7i;7ff-^ 
f©8!i£(7A'3-A'7Sy{IS) 

±$&r-'&tb1x1t 1 -R- 3 V\Z.T >\>7 
1 -R-3-T-tff-iV V£*fLT, 10~3 
OSS, »*L<H1 0~20Si <fct>#*L<ttl 
0~1 5a*-C, WL&1 0~4 0<C, &*. L<l*2 0~ 
4 0t;, it)»*L<!42 5~3 0 < CtCT, KJfcf$W2 
5~1 OONfM, #£L<te3 0~5 0B#fffl, 



[0 0 2 2] 4) 3-7^/UT ^ /7^^<omm 

(Rg©J8i«) 

l-R-3 -T/V^/PT 5 y T-tfT^ORg&S 

*->#A-#svK a: /U#csA\ -S^iRt/h*^ 

*y^3J?=y^^(D^6fi^Ty^^dr^*A'JH=>'^Sl^:o^^r«: 
HBr*fcliHCl/AcOH, Ml ^Aoi-nftlKTF 
A)T?JKJt1-<5£ , $J£L<fiTFA£fflV> 

:^A-**^#A'JK-A'fcOV>-craH 2 /Pd, H I * 
fcl*HBr*fc{4HCl/AcOH^TJUifi^* ; ^Vi? 
A-lCOlvCWtH a /Pd. Na/NHg-Clftil, 7^-A- 
"O V % T H 2 / P d* 1t It H 2 fflftSt $ -fr S £ £ 

# -eta. 

[0 0 2 3] 1 -Boc- 3 -TA^A-TSy Ti? 
OBocSJi, HCK HBr, Ml 

/J5r©4LV\ by7A-^-n^KSrffl^5t, gfJt*3 
-7A-*A-T S y T^fyV • 2 h!) 7MnS»IiS 

Boc-3-T^^UT5 y T^v?^(C*fLT, 5~2 
O^ft, #*L<lil 0~2 0^S\ it)«F*L<ttl 
0~1 5^*-C, iBg-2 0~2 Ot;, »JL<li-l 
0~10t, it)»*L<}4-l 0~5t:tCT, K&B$ 
M0.5-5W, #*L<I20. 5~3B#W, i «J 

[0 0 2 4] /its, ^Jttf3-y^;VT? J7V1-W 
• 2gHfettliKfittits&<, «*TJ&<J®VMc<Vvfc-£ 
ifel-CfcS. 3 -TA-^A-T $ y 7ff"^>'(l3 2 Ml 7A- 

[0 0 2 5] 

[SUfeM Hlfe^ 1 ~ 4 * -eiSTfSWSJ&sSK&o T, 

-^f>V7^7ffyy^f5„ 
[ft2 2] 



(BocJjO.KHCQs 
Dioxane,H z O 



Boc 



-o- 



OH 



SO^Py.EtaN 



DMSO 



Boc 



-N^>=0 



Me-NHj.AcOH 
Pd-OH 2 



Boc-N 



v h 



TFA 



2TFA 



-5- 



[0 0 2 61 UlSWl l-Boc-S-Tiff^y— /l/ 
O&fgL ( 3 - 7 is J ~>va> B ocft) 
a/W^yfc, V !)A3 7. 4 g (0. 1 7 X 2. 

2*A'h *14 0ml, S^***^5 7 ml «M±3&*, 3 
-7W^y-;Hi81(C 7 H 13 N0 7 , Mol.W 
t. : 2!2 3. 1 8) 3 7. 9g(0.17*;WS: / >Lfo 

«}SU*b2 5t:T*») 1 ot:*-c 

#*|JgHBoc) 2 0 40.8 g(0. 17X1, 
^MMJ-^2 0iDl»«Sr2«flBI-C*TU S&fc:-** 

assist** s»*^/n o ooi, 6 omiT2ia 

ttUit^bttl 0%***6 0ml + BM2nl, 1 0% 
£&tK6 0ml-C^L«JE8«li-5o ^y^^2 0ml5r 

5ml, *<79^\ 7 0mlSrJPx.fta?ffB^^5(- 1 0 
K*V)o ^liff<»l, 2 6. 7 4 gOK^9 0. 
8%)<0 1 - Boc- 3 -TttitJ ^WC 8 H 15 N0 3 , 
Mol.Wt. : 1 7 3. 2)£#£ 0 

[0 0 2 7] &1 -Boc-3-Tif^v J y-^2 Oglj: 

(5 0^), -10tfC»J)#f*$*, If&U 19. 

1 6 g <on$k 1 - Boc- 3 -T-tf ^ -^S:#S 0 
(ffJjgjR^9 5. 8%) 1 H-NMR (60MHz, CDC1 3 ) : 61. 
43 (9H, s),3.67~4.26(5H, m),4.53(lH, bs) 

[0 0 2 8] HJS0U2 1 -Boc™ 3 -Tif^vV >CQ 
£jjc< 1 - Boc-7ffyy^;l/©DMSOt8ft) 

lLZP^Myi:, 1 -Boc- 3 -T-fc^vV — A-5 
2. 0 g (0. 3mol), DMSO 12 0ml, h!)xf;V 
TS ^2 1 OmKl. 5molh *&fty^UVl Oml£ft& 
Oti-CJftSPi-S. SO 3 -Py^20 0 g(l. 

2 5mol : 0. 3 X 4. 2mol)«r 1 OtfiilT^Lf oi 
iPi-So ^D^3 05>1 0 < C^T"C}«^2 0t:-ClB# 

mmn-tZc l, *ioo omitjpi, s 

»a:^9 0 OmlX 2 0-CttWU Bflfcat^JHi-frfo 
*-C3%^ai>'»JSJn©l 0%*jfi*4 5 0ml-e2[Hlgfe 

mlSrlDi»aiWfti-S. Wetfiftft 5 1 . 0 g SrXlC^ 
^^3 0 Oml*?S3£L4 3. 6 g OR* 8 4. 4%)01 
-Boc-3-Tiff-vV WC 8 H 13 N0 3 , Mol.Wt. : 
17 1.1 9)Sr»fc. jR^C 5 2-5 4t: 
1 H-NMR (60MHz, CDC1 3 ) : 6 1.49(9H, s), 3.83 
(4H, s) 

[0 0 2 9] fUfcfrj 3 Boc- 3 -y^T^y Tiff 1 
v^y (D&fjL (STctty ^7 ^ y ft) 

Boc-Tif^^y ^2 o g (0. l i 6^-/w)$ry ^y- 



^2 7 0mllC**U *tt^6. 3g£*Oa:3 0#jt# 
itffl1"5 0 lL3^P3;^VI^^y-;H0 0 
ml, g£&6 3 g (1. 0 5*7V)SHt&, rtl{C14 0%^ 

*-/kt ^ >y * y 7 7 . 7 g ( i *>u) St*»t 

-A^ifcSrJOx., £<blcWet5%Pd-C SgSriP 
y^y-ywsOmlT^U ^HTtK8sL*:(2 4 
4 0W) o 

[00 3 0] mmV*< ^ofcltSrTL C 
/P:lg^W^=3 : 7)T?fea^ ««£ffi*&®flE 
aill6 3gOt>f;^#5o mid, 

8 2. 9 g (O. 6*7W) % *4 0 OnlSrJPx., ft^^/P 

1 0 OmlX 2EttajU «*«t»^^-*->!>A"eft*«: 
MEftHU 2 1. 3 g (ifc*9 8. 6%)<D#-f>Mfc&l 
- Boc- 3 -fit-AsT S y m^Vy(C 9 H 18 N 
2 0 2 , Mol.Wt. : 1 8 6.2 5)£#fc 0 

1 H-NMR(60MHz, CDC1 3 ) : 6 1. 43 (9H, s),1.74(lH, 
bs),2.38(3H, s), 3. 56—4. 10(5H, m) 

[0031] mmm4 3-^w^7Wy 

(J&Bocft) 

fil "Boc-3-^f;l/7^y7ff^yi 8. 6 g 
(0. l^w)Srft»3c^3 6mlfc#RU h])y/is* 
nft»9 0ml(l 3 5g)Sr*ftT«T1-5o 7k&T3l$ 

ir&flHB*. «JE»*iL3 8. 9 g(D*>f^Sr»5. d 

wy;KynAP-iin p D i ^fyyo^T/v 

a^/«t7A'3^ e*ft/£*L8i) 5 Omi + y * y 
-;V3 o ml ^Jfcfci&tetfiO. 2 g$riP^3 

0£«#U Stiai-^o jyzfvVA'TA' 
PA) 1 0 0ml«rlD*i5>o< 9#*PL(7Kfth 

*9»ltft»U «BESa»1-So ftigfiWet2 5. 9 g 
Dry 2 4 . 1 g OR* 7 6.8 %) 

[0 0 3 2] #bnfcffi^ft2 3 gSrl PA1 5 Onlfc 
W^(7 0 C C)U Jli®^^o< 5?MWfftS*5. 
feSttJSSlL, o^HlPA-Cfi9»(mi*U «JE 
<6j»LT3-^^T5yT*^^V- 2TFAI(C 8 
H 12 F 6 N 2 0 4 , Mol.Wt. : 3 1 4. 1 8 g £r#5 0 (jft 
^6 7. 6%) SS£ei£[!JlXp D n(I PA- I P E*tS) 

1. 8 9 g (lfcs£6. 3%) 

1 H — NMR (60MHz, d 6 -DMS0) : 6 2. 78 (3H, s) , 4. 67 (5 
H, s),5.22(4H, s) 
[0 0 3 3] mmmd S-*+frT%JT J £+*J>*> 

^(»5cte^^7 ^ y ft) 

Ift2 3] 



Boc-N^\=o Boc-N^V-N'- ^HN^V-N^ 1 " 2TFA 

^ Pd-C/H 2 ^ H \/ H 

1 -Boc- 3 -7W;V (C 8 H 13 N0 3> Mol.W- 6mll£®#U JSttft 1 . 7 g tln*3 0»«#MS, $ 

t. : i 7 i. i 9) i 7. l g (o. i*^)«rpt*y^e bfcJSit^i. 7 8 «rAiiLii»ni»H»Kii-«. 1 0 
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0 Omiayp^/^^tC^^y-yWS 3ml, g£S£5 2. 
3g(0.1X1.0 5mM)^ttM, ^(C7 0%xf 
>V7 % 5 3.3g(0.H/V) TiS T1" 

$£*0;L $ib^Wet 5%3. 3Pd-Cl g&iP*., 
^^/-/W2 Oml-e«s»U 0-3 O'C-CStc 

[0 0 34] B»»ft<ftofcii«:TLC(^nn* 
A A : > */-A=9 : 1 

A73g(0.5 3^/V-K 7K3 3 OmlSrJOx., ftSt^f- 
;U2 0 Omlx 2E»HiU h *J 

«E8iffiU 2 0.4g*^^ttftl-Boc-3-3if- 
A7^/7if^:/(C 10 H 20 N 2 O 2 , Mol.Wt. : 2 0 
0. 2 8)Wc, 0 1. 9% 

1 H — NM R (300MHz, CDC1 3 ) : 6 1. 19(3H, t),1.43(9H, 
q),2.61(2H, q),3.57— 4. 11 (5H, m) 

[0 0 3 5] jJfcBodt 
fil -Boc- 3-xW^7Wyi 5. 0 g (7 
4. 9mmol)SrKK^^6 OmLlC^L, tK^T h P 
7A^pglF&7 5mL5rJP^(^Pi:P^SB B B^LT< 
5), 1. 5WWlTLCCg^iM«> 8 
Eg«i-5 0 ^^y-/H5 0nllC»*«5i8U y >t 
»E»I8UI PA»6 OOml«rlD*.ttftft, SbfcWE 
MRU **y^/v*:B§i*1-a. ttd^W&U MEft 
JSU 3-xf;P7^7ff^« 2TFA(C 9 H 
i 4 F 6 N 2 0 4 , Mol.Wt. : 3 2 8. 1 8)£W£o D 
ry 18.4g ifc^ 7 5 % ( 2 T F Aigi LT) 

7K=2 : 1) 

1 H — NMR (300MHz, d 6 -DMS0) : 5 1. 19 (3H, t) , 2. 89 (2 

H, q) ,4.06-4. 33 (5H, m),5.20(4H, s) 

[0 0 3 6] mmme l-7xx;l,xf;V-3-^f 

;i/7^7ff^y« 2TFA&<D$i5g 

Ut2 4] 

v Ph ^ Ph 

CD ® 

- HN-^N-^ ^HN-^NH-2TFA 

[0 0 3 7] (l)f-7x^xf;v- $-TH<f**Jj 

1 -7xx/l/xf;V3-7ffv J /- (©Mol.Wt. : 
1 7 7. 2 5) (5 0 9. 2mg. 2 . 8 7 3mmol) 
*A**v'K5. lmLlcSWKU MJ aifvl'T 5 > 2 . 0 
OmL(l 4. 4mmol)SrJP^fc 0 = »ffc«ljt- 

tfU ^^<|#9 2 2. 2mg(5. 7 9 5mmol)Oi^ fvW* 



7^-(BW8 2 0MH 5 Og, ^Mf^ : ft&^/w 
3 : 1-^2 : l)T#«t»»U 1-7* 
s/U^/U-S-T-tf^SV V (©Mol.Wt. : 1 7 5. 
2 3)2 0 1. 4mg(l|X^ : 4 0%)£#fc o 
1 H -NMR (600MHz, CDC1 3 ) : 61.37(3H, d, 
J=6.0Hz), 3.54(1H, q, J=6.0Hz), 3.96(2H, d, 
J=16.0Hz), 4.03(2H, d, J=16.0Hz), 7.26—7.37(5 
H, n) 

[0 0 3 8] (2) l-y=.-;V3L*J-;V- 3 -T 

1 -7xx;l/x^i/-3-^f^7S ST 
^^^(®) (D^ric 

1 -^ix—Aoi^A- 3 -T-tf^v 5 / W©) 3 6. 4mg 
(0.2 0 8mmolK * * / -A 2 . OmlKS*? Lfc&, 2 
5%^^T5^**»1 3 9/iL(l. 0 4nnol). 10 
%/<7> ? !>^2 8mg£ll#:2n]x., 7k^*DEE(^3^ 
E)Tia"C3 6«fB«»tfc 0 RJS&SriKSU «* 
* / -^-caasi LT^t>*fc«**»* 

fcflK N^TItMMMU SStM«i©l-7xx;l/ 
^^-3-^^Tif^^>-(®, Mol.Wt. : 1 9 
0.2 9) 3 9. 3mg0MS : 9 9%)£#fc 0 
RffiS : 0. 3 1 (n-Bu0H : AcOH : H 2 0=4 : 1 : 2) 
1 H-NMR(600MHz, CDC1 3 ): 61.15(3H, d, 
J=7Hz, C-Me), 2.27(H, s, N-Me), 2.60(1H, m, H-2 
*fcf43*fctt4) f 2.67(1H, dd, J =5*3 XW Hz, H- 
24fctt34fctt4), 3. 18(1H, q, J = 7Hz, Me-CH), 3. 
25-3.30(2H, m, H-2*fct43ifctt4) f 3.58UH, m, H- 
2*fcte3£fcte4), 7. 13— 7.28(5H, m, Ar-H) 
[0 0 3 9] (3)1 -7x^xf;^3-^f;V7^ 

;7f^y(®)^f)3-yf;w-7? jTtt*Jzs • 

2TFAI(®)0^ 

l-7x ^^xf;i,- 3-^ f/^7 ^ / Tif^v^ (®) 
39.3mg(0.20 7 mmol) # / — AO. 8 3mh 
BifO.l 8mlSrJPit*»U *^#ffl^T(l^ff)T 
5 0tfcT»L<«J*Ut. E««»iL, ffi*^^ 

-TFA-CpH4fc«*Lfc«L 2Hh/Vai^i:#»* 
*fc«, «E^@LT, «fe»tt»Oft^*3-^^ 

y Tif^i^V • 2TFAiS(®Mol.Wt. : 3 1 4. 
18)61. 8mgSr#fc 0 (JR* : 9 6 %) 
Rfffi : 0. 1 0 (n-BuOH : AcOH : H 2 0=4 : 1 : 2) 
1 H -NMR (600MHz, 0D 3 0D) : 62.72(3H, s, N-M 
e), 4.34-4.50(5H, m, H-2, 3*fclt4) 
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(51) Int. CI. 7 flHBUIB* F I 7-73- K (^%) 



-8- 



